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y, C 2 - s T;U7--;K «rirraHHS#iTV^Tfc J: 

Stc^tT i J: V > U * fcttsK 'J 5 f r A Kft 

z,z\ytfx%z>. mm. ±*«WBw«tTii. t- 

•r;l^P^. tZfrh. T^'J7-hmfi^R' -o-c 
(=0) (i, ^fl§^KvSttSttTii#. 

isii^^tS7^M^^xb<03— f>f >rm*wt 

M.li. L<«i^8, 000—^50, 000, J: 
0»tb<«^1 5, 000-&30, OOOT'^0, 

fttttimi. mar. ivmLKmttmstf 

^7i7-y« t-7^- 
;PT^ 'J 5- b%£0)7)l>*il'T 9 U ?-h ifcttt - 
7*f-;M ^ y U 5- h i: , \Z-)VJ}\,ifs)V1r-)V$. tz\t 

jn^^jt Lxmtizkmmx'bi. 
<o^no*ffit: i o t , Mjt-r h z, t mmx-h o . » 

jitcti. M. *«J8 . o o o~*f? 5 o , o o 0 X'h 



1 5 

C00 52] xminxi^Ltt&mm^isz hmttxr) 

V»4. *F4U«$Stt»iH: LTI4. 7-k*-hS (* 
(CH 3 ) 3 COC (O) CH 2 -T*S*l4t-7> 
/1^7-fe ? - i: ) ; v^tf-zl'g ( * ( c h 

3 ) 3 CC (O) 0-T*S<l*t-7'f-yl'*4rS/*^ 
#-;Kt-Boc)14t') ',T±9-M&iV*9 

«SsKs^7*M'^HC-3^Ttt, Sinta^t 
#43*ifc#H1t§f3S5. 2 5 8, 2 5 7^feWS8*l 

[00 53] aHHBOff* LV^/fSfiHUiaWctt. Kfc 
*tfi4fcflWk S». ifclMHW***!:. *»Ufc> 

t. *«fl*>#ii*&S#fc, *«*4*U. :3L« 
*k» •e^fflffltCOV^TJJ. RWttitffiK)$0 164 2 

4 J:t^T hackeray 6fcft*3*lfc#Sfft 
tWS5, 128, 23 2mzffi*%tlX^h. 

UTttffl-rswcff 4 U^7x/-;MSI§i: L 
tli, yj|f9v^*»J:ViKU (t'^;U7x/-;P) (09 
JhiBLfcitf)) *W*>ft4. *?4U^¥Mfc 

KSI£«ttfc-fl>W§t$ri:) #W£ft4. ^7$y- 

fcgmmit, TMSSftTfcD, {Utf. Ame r i ca 
n Cyanamidtiif^iiSi^Cyme 1 3 0 
0. 3 0 1. &£XS3 0 3X'-fimtlX^&*y$.y® 
mmmX'ZZ. ^ya-A^U/HIWi, Ame r i 
can CyanamidtHCymel 1170> 

1171, sit* 1 1 7 2<7)ffi n D n =&T'Tf?jiR§n, mmt 

mtt-riVmit. Beet 1 e60. 65. 

mel 1 1 2 3 i> it/ 1 1 2 5 VffiSh&X'ftlKZtlX 
U4„ 

[0054] *8fflP)7 * V WJX h£te4fc. McVfa 
91fi&*tLXVXt>i\\ Mta. mcotT^sykb 

xtoizmmizii. ivmim^yhyzhmm. 
mmtmu. ttwmm.Timzitxi>£<. mi 

MA%co&.X'l£&. §-£Ti>iv\ 
[00 553 hfflfi»>*?4 Lv^ftfiD 

fcli, lotUiWJi^iHk^* i S>0. ififci-aT. 
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*4fctt*5M-4. #4 Lv^itiSS'Ji: LTIi. 3=§& 
(SgSklXtt&Sa^y-fe'y, 4fcte7*7-y 

fi^'J v-^rt'<7)7x^S-tt*Ji:-f ; 77^ 

*W4>it4. J: 0#4 U*i?)fc l/Ctt. th'o*v 
T/Ua^^S (KSSfifflfeWBl-l 2. #4L< 

=mifi%) 1 - 1 2 . $f 4 L < \m 1 ~6c7)7/Mfyl^& 

io t') . tJi^r/Mf^f-srs ( i oja±o«S8S££3r 

U ^O^S^^l-l 2. ff4L<{4ttl-6 
££*W*43r#«fc^awr6*i4. »fc#4U* 

fc fc»47/P3 4f S/tflKft U:7 x-;P t L < (4 
77?7k Wc, ^U7;P3^x7x-;H3J:^7^ 

— ^i>L< <477 +)vx\ &7)vo* ^wmrnv i 
±.<mm&^ttth 1 1 i> . » i ~ 1 2 {i^K^^ 

20 ^ iO«4L<tt$«Jl~6ffl^^JI^Sr*i-St 
<^). A%4ft&„ t 9*>ftff4 L^iSSKIi^tlfc LT 
14, ^U7^3=5r^7x-;Hb^ (KSRSmWKil 
- 6 07^3 dp s^s**tf # y 7;i^3 >-7 x -;Wb-& 
Wflrif. fflx-ff. 1. 2, 3-h'J^hdfi/<y4f 
y ) ; #y h h'ndf ^7x-;l/7^;Wb^ (^SK 
flfcffi 1 ~6^7x^M^7;^l^Sr#tS^'J 
hf«ndp^7x-^r/^;Wfc^Wflrif, P"Jxl4. 
h h'o^f>-7x-;Ux^y. «ffc, hyx(4-tKn 

Jfy7x-/HX^y) ; t'7,7 x /-^A-ffc^J ! < 

30 yy/Kyt'y h y ^-;Hb-^i ( *c e h 5 c h 2 c 
6H2 (OH) 3 X^Ztihtt&Wcb) ; hUth'o 

WffiStnGSS&W&b LX%) 1 -3 0MS%. J: 0 
KL<li*!)5-20ll%T*S. 
[0056] ASWt<4, +#=5r;ft<59, ^m<DU=Jx 

bmmn?mm lx . i^** h^^§fx^3- 

40 &rf & . »fc . fflm^J*^ 1/ ^'7. h O^llfrW 3 % 
cT)i^5 0~9 0»fi%Sr^l»O*<if®T'J>l». 

unci*. #$§ttjs^ffafc#fc*tt. wv7,h^a 

^ 3 0 ~ 8 0 afi%<0^«14^^4 fi« b b i 

^<mtm^(m^\^xk(r>-mii^y^c 

50 HRtff4tV\ »4 tv^tt 
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1 8 



ttflte* ( ±SS.(n h*Jyy— Ht&to (A) =5: if) ; ft 
5-10 ( ±IE<7) h y 7 7 

— MfrrHfc) ( B ) =5rif ) iJoitfiftO. 5~10«»% 
coftxo-mtr** yit&fa ( ±IEo h U 7 7- Mk#$i 
(C) t (D) fcWigHra&fc') . tirtit&hcom 

[0057] *%tyc?>y * h wx v\t. -miz&m?) 

xhcomxmm^ti^im^mmt^m^. *mi 
<Dmm.tttszmz.iJ:dizi-&. mm. y*h 

x , *wmwjx v i a— f < >ymmt lxw& 
■fh^ifix-th. zcr>ttm%m$\tLxte. mm. ? 

•J a-)Vx.-f)V ( 2 - y b^v-x^ ( y'T^-f 
A) . xf-wyi/Un-y^y^^x-f/k Tat 
l/^/U 3-;«y^f ;H-f ) ; 7??-h 

y f-^To t-t- htij; tfifypro tT^-t- b ) ; -fe 
oy;k7*xxr^ (^f-/l/-bny;W7*T-fe^-h : 5: 
if) ; 3f*KBHfc** ( b/PxyiKUtts^yfc 
t') ; itti.tr h> {X+H,m-)V*YV%Z) frW 
hilt, HfflWfctt. 7*M^^h«H*W«l4. 7 

C 0 0 5 8 ] *f|HHW7 * h l^'T. h £ . 4MJW*ffifc 

m^xwomzb&X'tz. ^mfrythuvxy- 
r < y rmco&ftmmt ^mmmtcDmmmmz^ 

iL< {fcMtr;^ U atttigTCtt LXUV -ywm 

;U 5 x*7 A -K-fbT^ S x<7 J±<7)~?4 ? ox U- ? b 
•y^^x-A*«t8ffl-C**. SMbtf'J^A, -b75-y 

X'hl. ftAr-f *7*W ^»fl6<7)77-y WfcM^*** 



Wfctes ^10~3 0 0mJ/cm2<o®HtC$>l). * 

f^RfctMtettJfl'*- « i **ff 4 L < . mz. ®2 
4 8nm<0ft3t»**<JfF4U\ iW^S^f^^^ 
(i, #75 <t 0I¥»C{±^5 0~1 4 0 4 CTS> 

»1 0 0-1 5 0-C?)i&£-C\ mim& 

MiRmzmm-rz mm. mmtfmx"j&a<?&m 
iz^x. ythwjxhommLtzWfcmmnt^w 

*6. ffS^x-y^-y^IttTJi, 7-y-ft**KX y 

[0059] ^ais^-c^^-r^Tox^i. giffl 

[0060] 

immn vxrmmmmcnmmizx^x . *nm* 
[oo6i] mmmi 

(a) N 'J 7x-;l/X^*-^A h 'J 77- f-7t hi 

2'J-yb^A0SJS7 7Xa^ 7K6 0 0m lfcilXh 
'J7ij7?8(trif lie acid)45. lg 
30 (0. 3 0 0^) ittiLWf. ;<&EL «fFL=Qr*« 

4>, aai«B4*ffioT. «9>o<okaanLfc. 200. 

0g (^43 3 3^a^fcL-C0. 3 0 0^;k<?)b 
'JTU-^X^x^A^nU H (5 0%*?§?S) 2r8s 
3Dt. 10 0ml«*T'. M^X7 0 0mlCO*J-Uy 
YX'ffifrLtz. Rgm-SmZ. 2 5THZt5\,\X 1 
8«HB, »U<J»PLfc. WlSfflSr^lilL. *(3X3 
0 0ml) T»LTpH = 7t ^^l^y^D'J 

$M (mmnitiz® ( a ) - ( D ) ^ii^ft) % 
40 STT% 7 0X;fctJ^T, 2 4BWB, *» 
fecollfr ( 1 1 0 g. 8 2%) ZCOMkli. 
m. p. =5 3-8 2°C, e 24 8=1 1. 739 (fil 
je*T*=4 4 7K*^^T) . Td = 3 9 3'C(TG 
A : «ftMfi^$f, MMI*5%, 1 O'C/^) T&ofe 
[006 2] (b) h'j7x-^*-')A=5-y 

yf-^rsy- 1 — f y^uyxfU^i--h (tasd 
ANS) O-^-fig (Ty^x^AhHo^yKcO^T 

m&x\ * (90mi ) 4>tc5-x^f-;wrsy-i- 

50 t7?U^*yl ( 1 2. 57g. 50. 0 5U* 
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h'(2 9. 8%. 14. 5M. 3. 45ml. 50. 0 

U h* ( 5 0%?mm. 2 9. 8 0 g ) * 1 5#filfc«-> 
TWmWi. £«Zffl*«r3 0aiSHWfU:ft, 

□^^y(ioomi) fciSftiu Sffi 
T14HHL fltfPLfc. ©:y?na^^y(300m 

i ) zffihuixmzftmtt. mm*®, (pH7> 

b%&tX\ 5WB£* (6X1 50m 1 ) Tffitl 
fc. «Hi <MgS0 4 ) SfflfcUffi+TllftS 

9 0-10 OXHzH^X. 6 OB^. *2STC5MBlfcJn 

-^f-zursy-i— ^7^w>^*-i— ht, $ 

flfe«* (23. 3 5 g ) t LTHIiLfc. 
[0063] IR(KBr) v=1 209. 1201. 
1192. 1085. 1015. 6 77 cm- i . 
1H NMR d (CDC 1 3 ) = 2. 73 (6H. 
s :-fif&. 5-N(CH 3 )2).6.95(lH. 
d DANS-H) . 7. 00-7. 95 (ft 



20 



St$rm:££aL DANSgfrfr+Ar 3 + fr£>CD2 
H).8. 06(1 H. d. DANS-H) .8.15 
(1H. d. DANS-H) . 8. 67 (1H. d. D 
ANS-H) ppra, 

UV (MeCN) e (Amax) =13659 (304 
nm) . [e2 5 4 = 1 7 0 38. £2 4 8 =2 1 87 
9] . 

[0 0 64] (c ) YVy3.—)VA)Vib-*7Jx='<)V7 
m&LX) 

M&X\ # ( 1 5 Om l ) Wzsoiry/UXn^tfy* 
/^^iWU^A* (24. 64g.46. l$y* 

>v) zmmTx-mmztt®^ 1 5#isifcBo-c h y 

7i-;^*-7a;o'J k ( 5 0%*rifg. 2 7 . 
50 g) fcSSTLfc. i^SSS2r3 0^^«^Ufe 
fJL y?DO^^y (75ml) £»U £«9fi£!R| 
£. m&X' 20lSfH. JWPLfc. MKi^nn^y 

(225ml) MBM/CJifcflllStffc. 

(PH7) fflH5r*(5xl25m 1 ) 

TifefrU:. ttH (MgS0 4 ) 
4>T»*U ttWfrjJtefcfiW:. *§<s>*lfc#i>£. 8 0 
-9 0'Cl^V^T. 8 4^. K£TT\ Jg&tn&Sfll 

)V*u*??yx)V*1—h*. #7X#E# (30. 
6 18) fcl/C*«Lfc. 

[0065] IR(KBr)v = 1263. 1210. 
1 1 50. 1 1 22. 74 5cm- ' . 
iH NMR 8 (CDC 1 3 ) =7. 2 5—7. 90 
(fS^ftm. Ar3 S + ) ppm. 



UV(MeCN) e (Amax) =1 1206 (269 
nm. M) . 1 2 54 3 (2 79nm. H) . 13 69 
3(295nm). [ e 2 5 4 = 1 1 3 4 6 . e 2 4 8 
=15030] . 

[0066] (d) hVya:~)VX)U^~^M. = 4-h 

-tUm&ttmm&LX) 

■rbo^^ji-^i—b (gmi-hwj*) (9. 43 

g. 88. lOS'J^/l-) fc-frfTtS* ( 1 5 0ml ) 
10 4>t4 - h'J ^n^f/Ky^XMiW p y 
K (20. 5 3g. 8 3. 9 5Ut/U) *!KB$-frfe* 

f£. h 'J 7 xX;M.^*x>7A? o y H (5 0%**§ 

5 0. OOg) £. 1 54Mafc«->raSJDLfc. £ 
?>ZffliI£%& 3 04HSHWF UfcflL no^y 
(300m 1 ) Zmial. -I^S^S:. MffiT'2 0l$ 

n. mmtz. mzftMz-zx. (pH7) 

fc$r**T, (7xl 5 0ml ) Tftfrl, 

fc. S8K <MgS0 4 ) StffcSL itl^tti 

20 t . . mtnnm* . 80-10 

orttjuf. 1 0 8n#ra, K^TT. secMnaid 

ioLT. 1- »J 7i-/WM-')i = 4 - h I) 

(36. 77g) i: LXSH&Lfc. 

[0067] IR (KBr) v=1324. 121 0. 

1166. 1122. 1066. 1009. 715cm 

- 1 

o 

iH NMR d (CDC 1 3 ) =7. 1 7-7. 88 
(SKSrnu Ar 3 S+ ) . 7. 5 3fcJ;tf7. 9 1 
30 ( ■Ztl^'tl 2H. AB q ) ppm, 

UV(MeCN) e (Amax) =9334 (278n 

m, JS). 10200 (294nm). U2 5 4 =8 

668. £2 4 8 =1 1 274] . 

[0068] (e) h y 7x-/l/X;^-'>i*7n S H 

mum^mmitz 1 y y wpadhop*je77.*3 

a.. 7x-yV7^yW7oSH (3M ^'xfvux 
-x/Wfg. 14 2ml. 0. 4 2 6*^) 

K7>f ^y-b'y (150ml) *aaratfc. 1077X 

ft&Mte&LTvx^x-r/l^l^L*:. 
y-b'y (150ml) Sr^jDt. ^^?§?S$r. g^TT' 
S^CSaS-^Jt. 7 3.-)VX)Vfc*i/Y (17. 2 
3g. 85. 2Sy^;P) £Ky**y (lOOml)t 

mmittiWiZ. 1 . 5«iatr«-jTarFLfc. jtfa^' 

Lfe 4>-T <'(=. RI5S^!I^ Mft LT 3 tifWrn^fr 
ItZMtiLZittc. mitfcm® (25%. 2 0 0 m 1 ) COW 

50 JB*4MiLfca. ffltB$ix^iSllS$r*fc«)T. y^o 
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D^y (200m 1 ) TttfflU $£*ft (MgS0 4 ) 
U KSTTilMgLT, *7*<74 ( 14. 5 

Og) LTmiW&SLmZnt:. Zcr>®#*. 'J>"&co 
i&M^JfavXfy (100ml ) tfkriRoT, 
4fg£9fl^x-T/l'£in;iT. *OJg£ifcI§$-ti:Jt. 

&}g?g£*i§+T' i n$ra. &in$-ttT*>£>. -ecoig^m* 

jmtttir :Ci 8 Hi 5 BrS(343. 27) (C*W"6 
tUCffi C62. 98. H4. 40. Br23. 38 
HSiffi C62. 72. H4. 43. Br23. 35 

i H NMR (CDCL 3 ) # = 6. 60~7. 82 

(9H.m. 3X3,4, 5-H).7. 8 3~7. 9 

3 (6H. m. 3X2, 6-H) ppm, 

13C NMR (CDC 1 3 ) 5=1 24. 22. 1 

31. 00. 13 1. 31. 1 34. 30ppm. 

[00703 ( f ) hV7x.-)VXlV-fc-*7J±Yi'y- 

h (TPSOTs)^ 

MJ7i^X/^7A7'OiF(6. 8 7 g. 2 
0. OSU^l/) fcj;t;p-h;nyx;^yl (3. 
80 g. 2 0. OS'J^) £. * ( 1 00ml ) t» 

m*tt. i 5b§s. s^taas* 

£. ^on^^y (4X7 5ml ) TtttBW:. ftK 
»iB»**fc*>T, «Hxfc$r6*T* (4X7 5m 1 ) 
T*»U *l/OHi (MgS0 4 ) Lfc. MffTTi® 
*fl£Ki*U 8BE*8 0X:fc:fcv^3tffi+-C3 6i*BI, 
MMHIU h®BB* ( 6 . 3 5 g ) bT 

fflS*>jr:^.£4S£ftfc. T^YV-X.'jnVT^-Y 

frt>m&ikzitx. Q&wmmm < 5 . 7 2 g . e 

6%) ath^x-^^Ahy^-b^l 

fc. 

[00 7 1] m. p. =1 16-1 18T. 
TGA : Td (M«&5%) =3 1 6T. 
7CSM:C2 5H2 2 0 3 S2 (4 34. 5 5 ) fcSf 

stMM C69. 0 9. H5. 10. S14. 7 6%; 
H^ffi C68. 33. H5. 08. S14. 63%. 
iH NMR (CDC 1 3 ) 8 = 2.. 29 ( 3 H N 
s. 4-CH 3 ). 7. 06 (2H. d (J=8. 1H 
z).Ts3, 5-H).7. 5 8-7. 84 ( 1 7 
H. m. Ts2. 6-H + Ar 3 S+ ) ppm. 
13Q NMR (CDCL3 ) # = 2 1. 27 (4 — 
CH3). 124. 80(Ph,4-C). 126. 1 
5(Ts. 2-C). 128. 28 (Ts, 3-C), 
131. 34 (Ph. 3-C) , 131. 42 (Ph. 
2-C). 134. 33 (Ph. 1-C). 138.4 
2(Ts.4-C). 144. 78 (Ts, 1-C)p 
pm. 

HPLC^WfcJ: 0. TPSOTs£>Js6g#9 9. 7% 
[0072] (g) ^7xX^=4-^:*7x7^7*50 



*JRU x~f/PT2fe»Lfc. <Io IT. hU7x-;U^ 
;P*->7^7*a$ b*£. fi£@ft(14. 4 0g. 4 9 
%) tLXmUz. 

[0069]m. p. = 2 9 3~2 9 4*C CfclSffi: 2 
8 5-2 8 7T) . 



S9. 34%; 
S9. 62%. 
10^xX;PX;^*X'7A=h>-7-h (DTSOTs) 
y*7i-^*JfyK (20. 23g, 0. 10* 
yU) fcJ:i;x7x-/^7^ h* ( 18. 6 3g. 0. 
1 0W cr>- 5°C (*/T-bhyc7)^a?§) nm&fa 

yy) (fi*Jti : 1 o. 4 0 

m 1 ) z-mzmmuz. & 

JS*U 0°C£T±#LT. -?-^-r<'lw0'CtMo^ < , 
^JftLfcSIBfe^SffliK*. or IciiVvt 1 nHSBSHf 

(2 00ml ) T*RU p- Wl/xyxrt^y 
18(19. 02g. 0. 1 OtiV) ( 1 00m 1 ) 

tfc?Ltttf)Sii?8£Mia-Cl 5HffiHH¥U x?oo^ 
?y ( 2 5 0m 1 ) £SanL-C*£flttS*fc. 
)?iJ<7)^oo^^>- (3X1 0 0ml ) TttfiJUv:. 
«HAaSfli£- £ fc#>T . flsStf+ttlcSr* 1 T* (3x2 
5 0ml ) TifefrU:. (MgS0 4 ) 
X£+T»SI£Hi3jLT. *pyi^W>j{fA«:ftfc. ft 
t>tltztfJ±£. 90-1 0 0 <> C(CfcUT*S^-C'7 2^ 

<7)tfyX (4 5. 78 g) fc$r"»fc. 1 3 C NMR* 
ft&fcJtA'TLC (EtOAc) (CiS^MJfOlSft. .1 

£*tfl>(I=d. 135. 30ppm. R f =0. 8 

6) &j:VA>\s**isv mmt&ciznttm=d^ 1 

4 5. 13 ppm. R f =0. 7 3 ) j^-t^fUSIHI 
£**iT^fc. :^tf©-^ (15. 4 g ) £, yy 

a^o7h/77^-(:J:0»SU. ftlDCy^DD 
2. vKoA>wB»i:«fc»*-f iita^Sfc. 5% 

TWITS fc. 7 0~8 0*CfcfcVvCE£4>T4 8l$ 

V&jyX ( 6 . 8 0 g . *»Lfc**a»k LT 3 7 
%) iLTWSIU:. 

[0073]TGA:T d (SfiM*5%)=320 
T. 



30 



40 
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7cS#*t:C 3 i H 2 6 0 3 S 3 (54 2. 7 1 ) fcj* 
?& 

tttttt C68. 60. H4. 83, S17. 7 2%; 

C68. 04. H5. 10. S17. 39%. 
1H NMR (CDC 1 3 ) 8 = 2. 28 (3H. 
s,4-CH 3 ). 7. 04 (2H. d) . 7. 20 
(2H. d) . 7. 4 0-7. 8 5 ( 1 9H. m) PP 
m. 

I3C NMR (CDCL3 ) £=20. 91 (4— 
CH3 ) . 119. 44 (Ar, 5-C) . 124. 6 

3 (Ar, 4-C) . 125. 74 (Ts. 2-C) . 
127. 85. 127. 89 (Ts. 3-C) . 12 

8. 9 1. 1 29. 63. 1 29. 80. 130. 6 
5. 1 3 1. 02. 1 31. 41. 133. 88. 13 
4. 65. 138. 03 (Ts.4-C). 144. 4 
4(Ts. l-C).148.45(Ar. 8-C) P 
pm. 

UV HPLC^tfffcJO. DTSOTscO*€JS*>'9 

9. A%X'hh^tii i m.^fltz, 

[0074] ( h ) t'X [ 4 - ( ^'7i-^M- 

t'X [4- (y^i-^X/W-^) 7i-;H 

4 h'- fx- 7- h 

fx [4- (>>7x-;k*^tf-:t) 7i-;H 

^'-t'A-3-y'h'(7. 79g. 10. OS'J*: 
/k 7 5. 5%BDS I ) ( 1 00m 1 ) 

(5. 86g. 21. 0$ y W Z-mazmiLt:. 

WLt:. m SgH-^'F (3-7-ffctg) <7)ifcjg£. r 
53'JU (3x5 0m 1 ) 

*ET"C»HU *;fc8BEfcJI£+?l 2 0'C^fc^T 
2 4l^lBI9aft$*TBJIBfe«)^5X ( 9 . 4 5 g ) t L 
Tffl«tf>4jSft£fcfc. TLCtftff ( 1 0%MeOH- 

9 o%ch 2 c 1 2 ) ffMMk. znmie>tkfm\iim 

K&iiVilX'h&ZbtfmtZtiK. HPLCT'li. zcr> 
WmcoZMMzte . mm<rHt£® b d s # y # 8 

9. 9%<mjs^tixx^izbmmztifz. 

[0075] ( i ) b'X [4- (y'7x-;U;»- 
:*) 7i-;H >W7 4 H-h'X-'J77-h (BDS 
OTf ) O^fiS 

4, 4' -y'7'Dt7i^;l'X;l'7^ F<7)-£& 
7 x. -IVXIVV 4 Y {9 3. 14g. 0. 5 0t/L<)£ 
(500ml) (cftJB LT i <im Lfc 1 5-2 
O'C^ig^. 1 . 5«WUC«->T** (16 7. 81 
g. 1. 0 5*^) fcSTFU:. «T#l*7fc:«r?< 
t. &£#3 0~3 5Xyvb#L. HfWtfbttfr^t 

°CtX't\S&L. -e«iag-C2. 5«BBHtfLfc. -KOia 
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HttfclHIWIl/CigiRU *(1'J7 MU) Tife?*U 
fc. 4 5#0. 7k ( 1 . 5 "J y h/P) 

wajv— (tu <wc» ©3ir&u:i3iRu * ( 1 u 

•y WU) T'ft?fL£. TXZ\s~9 
-E£"FCH$fSB6*£U *S4>-C'6 oxxs^ 
T14ieiaW6ttS-ltfc. y?no^ 
y-^-9-y*^S^ B B B$-ii:. fifeHft (10 9. 10 

g) ttT4, 4" -y7*Dt7i-^7^ 
fc. ?nnjtvk&-x*y-;P (1:1) fcitfXrxV 
10 -/l^&aifl&ftfctlDil'tifcfcJoT, 

Ht4, 4' -y7nt7i-;W^7< h* (2 1. 6 
9g) &JWtU:. 4.4' -y7nt7i^W7 
4 K?):£lK»li. 13 0. 79 g (7 6%) b%->tz. 
[0076] m. P . =113~114°C„ 
TnSttftff : C 2 4H 8 Br 2 S(344. 07) (CiW 
h 

fttNI C41. 89. H2. 34. S9. 32%; 
Hitffl C42. 05. H2. 54. S9. 42%. 
1H NMR d (CDCL3 ) =7. 17&XX/7. 
20 42 (-?-:fl<eil4H. AB, (Jo =8. 5Hz. J m 
= 2. 5Hz) . 2, 2' , 6, 6' -H*>J:V3, 
3' , 5, 5' -H) PP m. 
[007 7] (j) 1, 1' -f-tftTX [4- (7x 
x/H-*) ^y-ify) 

4, 4' -i/Vo^x-ZW^-fMlS. 0 1 
g. 44. OSU^/IO t. f^7i-/P (10. 5 8 
g. 96. 0$'J*/l/) t. *y*>J**HV#i—h (1 
3. 30g. 96. OS'Jt/lO t. Sr^fvUtf/PA 
TS H (10 0ml) fc*J*Lfca£«»£, «*TC 
30 2 0 fifS. & L < fflfttt(3fttt LKifih . JD^L. jBSE 
s-ttfc. &9f£. * ( 3 0 0 m 1 ) a.£ 

x?no^?y ( 3 X 2 0 0m 1 ) "Cfflttfctt 

&itz. ^w^tamitt^x. * (3x200m 1 > 

fcitf:/^ y ( 1 X 1 0 Om 1 ) Tifaf U ^LT§£ 
« (MgS0 4 ) U:. KS+TMSrl&SU 

wl^HISAl/ClliiLfc. C d LT, 1,1' -f- 
^h'x [4- (7xzW) ^y-fe'y] SfeHft 
(16. 5 0g. 9 3%) k LX^MLfz. 
40 [0078] m. p. =1 09-1 ICC. 

7C^^-*f : C24H1 a S3 (4 0 2. 57) CHti 
tHT€ C71. 60. H4. 51. S23. 8 9%; 
mm C70. 94. H4. 70. S23. 68%. 
1H NMR d (CDCL3 ) =7. 14~7. 39 
( 1 8H. «38&m. -f^TcOArH) ppm. 1 3 c 
NMR d (CDCL3 ) =1 27. 42. 1 29. 
23. 130. 85. 131. 45. 13 1. 58. 1 
33. 86. 134. 6 1. 1 35. 49 P pm. 
[0079] (k) t'7.[4-(y'7x-;U/^ 
50 *) 7x-^] X)V7 4 V-KX-Vyyy-Y (BD 
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SOTf ) <D£j£ 
a) m (I I) MM'-hfc&fli 
5 0m 1 A0*J£75X3A Vs i, i' —ftft** [4 

- (7x^/Pf-^)<y-fe'y] (4. 0 3g. 10. 0 

(8. 5 0g. 2 0. OS/HE/P) fc. IWiSoglf ( I 
DO*/T-h (0. 183g) fc. Srtta/Uf. 7 

5 O'CfcfcWC l 4B$fSM?iL*:. iiO^-CcOTLC 
#flf ( 1 0%MeOH-9 0%CH 2 C 1 2 ) £ 10 

(#7*** [S§75mmX|*lg85mm] CO^KI 
2 5gc075-7v-jLS i02 #*Ail4>ilT:V">£ ) /\_t#> 
£>3t*L*:. CH 2 C 1 2 , l%MeOH-99%CH 
2 C 1 2 . iUtfm^. 5%MeOH-97. 5% 
CH2CI2 &fflvvC3PiEigfii£??i\ 

ft (-eft-eft 2. llgfcctyi. 09s)bLXm. 20 
Lfc. dft<o2o<7)B#{2. TLCTttWWc^i* 

HPLC#ifrT'te. mrWfcttTOfi?* 6 £ 
*3ftfc. ®cr>&£WttZ. /iyJ>frmVm& (2. 

54 g ) t LT*«Lfc. £<x^a*oa^ii**^ 
oo^^yC'J*^-ri»fc. l. 9 0gc7>$Hfe7)II]ft * 

7BR#*h C3 8 H28 FeOe S5 (854. 9 2 > (Citfft 

f+gffi C53. 38. H3. 30. F13. 33. S18 

HUffi C 5 3 . 3 2 . H 3 . 
1H NMR d (Me2 CO-d 6 ) =7. 80 — 
7. 8 9 (12H. HM&m) . 7. 9 0-8. 0 0 
( 1 6H. IfJt&ni) ppm, 

13 C NMR ? (Me2 CO-d 6 ) =1 2 1 . 4 
1 (q.CF 3 . Jc F=321. 6Hz), 123. 
98. 124. 94. 131. 41. 1 31. 60. 1 
32. 47. 132. 94. 134. 7 1. 142. 0 
Oppm, 

HPLCftflfCkO, BDSOTfOjs£g#9 3%T£> 
hZbtf^mZtltl. 

[0081] b) yyoftti/V-xfyxjufty 

v7x^X;^Jf^h' (4 0. 4 6g. 0. 2 0* 
)l>) b v*7x-/W*/P7 4 K ( 1 8 . 63g. 0. 10 

W b<m.&to^ W&x\ IIK"jy<y^^ 

i'V-tfyXJl'ftymSM (MMJtl : 10, 80m 

3s&d4>. *rfa>&fSSfcm«JSft£. »4>ftrt:8»fetf> 

(250ml) T'#S?U &tfciOTl*««:tth U 7 'J 
•y?K(30. 02g, 0. 20*/P) T'MSLTt. £ 
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2o«0|^|^»j&»6*§&ftfc. TLCT'l.l»fc. 

$ titz . z cnmwwpmeMm- vrMt . A y -r a 

AfcSISftSnfc. dftC^fwc. i(«f(OA/^ 
( 1 . 8 0 g ) &H£A£J: 0 WcMIU:. £*>ffltt 
*$&^J?uu*?y (40ml ) (cAftfcig&'V y 

wT±9-b domi) tmrnthb. m-hmik 

*T6 4«rlSI«ffLfc. 7**7**- 
h (2X1 Oml ) fcit^Mfy (lx20ml)T 
ffifrU *LTX£4»"C6 0--7 0X:(C*$VvC2 4B$IB 
«*ll/C, Gfelltt ( 1 . 6 3 g ) fcftfc. 1 H NM 
RfcJ:tfTGA#*f*>VYffta»4,i. £<0lMKctt3&«Sr 
Ow»oSe?M<J ( 7M&%) tf&ttiX^lZbW* 
«Sftfc. Hfc. JtS+Tl 2 0°C(Ci3^ 

T2 4«iajiiRie«§-rc. ae&fittiiflc < 1 . 48 

g. 1 7%) <D£jmnZWz. TLC ( 1 0%MeOH 
-9 0%CH 2 C1 2 ) zeyWRtftavhr 
yymz%}-X'b&Zbtf*®Ztitz. aTOftVrr- 
MZM^X. Z<m%tfBDSOTfX'b?>bmfeL 

[0080] M. P. =170. 5-171. 5*C. 
TGA : Td (S*fil*5%) = 4 0 6'C. 



75%; 

5 5. F 1 3. 69. S 1 8. 7 2%. 

SSDO^y (200ml) Sr^JDLT. £^Zffiig-&^ 

30 *2mm®nuz. *km«^oq 

P<^> (2X1 50m 1 ) TttffiLfc. WSttaj^^ 
«fe«3&<«Wxfc«:*4 , C*'Ci!ls»Lfc. «& (M 
gS0 4 ) Lfcft. *£+-CSJWfcH*U 

f#£>ft£#.A£. 1 0 OXllZti^XKQ 

T-4 8i^ra. smwz. zmm 

HmW&ntfyZ (79. 1 3g) fc=fl:ofc. TLC* 
5f ( 1 0%MeOH-90%CH 2 C 1 2 ) dco 
ffiiScO^^^' B D S O T f i*tt«*5rfi^Brc» S 

£t*%"S§^. hplc*^(4. z<Dmm<r>£j$m 

idi BDSOTf*>'28. 2 V vg, * t 

[0082] «a^*<0HB (77. 8 6 g ) Sr. ,^V^ 
y'^OD^y (300ml) tfCKO. riiLT*^ 
fESt-C^SId'^. 71-)VT*i9-V (10 0ml) 

*'mr?hb. h-ffrizmitzmmtfn hixtz . 

15i$S»gl,fe. £<7)ll^$rlsIiRL. y;on^?y 
-r^T-fe^-b ( 1 : 1. 2X2 5ml ) Tifcfrb 

z owwimwtozim ix . ^-7*y 
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A h0)X5ZW)ffltA ( 8 . 2 6 g ) fc&ofc. 

iif>^±^c7)J:^t=^-ri.i:, -e^tm^Sti. 5. 
44gfcJ:t/5. 82gt^c. tS B H B 0JKft££ fc#> 
T.CH2CI2 -BuAc*>MLft. ftfeftfc 
ISA*. CH2 C 1 2 — Bu Ac (1 : 3. 2x25m 
1 ) fcil/X-T/P ( 1 X 5 0m 1 ) ?m$l. 
T'6 0*acJ3^T 1 2BffiL «^T. 1 2 (TCtCtHVC 
3 6l*ia» <Bi5*fc. CIO L/C. BD SOT f * 
7*74 Y<r)9 'J -Afe(0/hS« H B H (17. 2 2 g . 2 
0%) i:LT**tLfc. HPLCMi^. BD SOT 
f <mmt9 7 . 6%?hhZ.k1fii&StZtV/Z. 

[00833 c) mMmt ixtm&m&x-m 

^'7i-;^*#yf>'(2 1. 24 g. 0. 10 5* 
IV) £jftB» (100ml) mMlX£<®mtzm 

MiST. B*TT, s Jy 3.-)VX)V7 4 K (9. 
3 1g. 0. 0 5^) £.2. 5*fflfc«oT8rFL 

fc. i^a^ft*. 1. sefifflwu mz. hvyv 

",9® (15. Olg. 0. 1 0*>U) ( 1 50m 

1 ) izmmuzmm^ m^t*. Bum&mimm 

£*?2«fflB8H$U ^on^^y 
(20 0ml ) ZmnLX. Zcr)Z.tt&&fy]£6 2#fm 

(3x1 oomi ) mtju:. mstuumtbtto 

T.*(5x200ml)t. ifciKtf+ttfcS:*;* "Cft 
£8 (MgS0 4 ) LfcSL I^K4rrffiH»Ni 
*U Sfe*>iS*S:f§fc. f!4)*ufeja»*. lOO'CK 

fc, £0%fffi$fiei?)#77. (3 6. 2 6g) 
fc. TLC#W ( 1 0%MeOH-9 0%CH 2 C 

I2 ) TJ4. £Offli!O£j£«rtCttBDS0Tf#7 
0. l%*iftTl-*S£fc#jj^ltS*ifc. 

[0084] C^a-^HKO-ffl (35. 2 6 g ) *, Sft 
l^DD^^y (200ml) *{cko» ri§L-c*> 
4>Sa*-C^«S-*fe. rf-A'T-fe^- M75ml) 

lSBMBRBLfc. ^ colitis* EUR U V9xm*9v 
-7+VT±9—Y (1:2. 2X25ml) iiilXx 
-T^ ( 1 X 5 0 m 1 ) Xi&ftlXfrt* , ES+f 1 2 
0TCK*5V»T6 2«|IBe«5*fc. .KDllft 

(8. 26g) fc&ofc. .I<7)@fls£ % CH 2 C 1 2 - 
BuAcHta-ISMSU:. fltefifclftft*, C 
H2CI2-B11AC (1 : 3, 2X2 5m 1) tiXtf 
x-r;U ( 1 x 5 0m 1 ) "CifcrfL. M^X'6 OXllZ 

a^xi2tm. m^x. 1 2ort;fev^6 2^ 
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*7*74 h^tf^tf^&ttli, (8. 26g)t^ 
fc. -I^SM:. CH2 C 1 2 -BuAc*^td-g 
IHSfiLfc. ISMlfcteBi*. CH2 C 1 2 -BuAc 
(1:3. 2X2 5m 1 ) fcjtfx-rrt' ( lx 50m 

1 ) Ta»L. o-ctfcwc 1 2 Baa, 

X. 1 2 0XJfc:*iVvC3 6B«BL m&Zitfz. i 3 L 
T. BDSOTf £. *7*74 h<97 'J-AfeD/J^ 
# B B B (12. 78g. 30%) t l/t#«Lfc. HPL 
C4Mff*»6. BDSOTf4*fiJ849 1. 3K"C*4£ 

10 i: assess *ufc. 

[ 0 0 8 5 ] d ) mtrnt ixm&ft® txm 

ityx-lVXlVttisY (21. 24 g. 0. 10 5* 
(100ml) W»»LTJ:<«tLfc» 
fS'V -5~0*CT'. H*TC. y'7x-;^7-( H 
(9. 3 1g. 0. -SlcSsJnU:. S& 

1 SJHWMfU Kfc. 1. 5BMHfcfcfcoT» 

T&flJUSrtffc* (200ml) ^#4>i^ 
20 fe»«*tfihy7U-y^R(15. Olg. 0. 10* 

/p) x-mmuz. zvm^tzmmz. m&x-45mm 

#L. x7oo>?y ( 1 00m 1 ) ZmulX. Z<D 

rffliH^j* 1 summit:. znm&toZ. * ( 2 

0 0m 1 ) &&Vi;?uv*?> (100ml) T*R 
L^. «Sr^SiS€. *J15r. ^y^nn^^y (3 
x 1 5 0m 1 ) -CtttBLfe. ^Ilttai!fe^*i:a6-C. * 

( 5x 2 0 om 1 ) x\ ffi&w^mzz&tximi 

Jfe. (MgS0 4 ) Uc^. KS^t-^^^i 

u afetfDja»*»/s. #4><xfcia»*, 1 occ^fc 
30 v^t*25+t4 8b«bi. igtamsias?^. 
tc, zcommm&ntfyx (39. iog)t^ 

7t. TLCM ( 1 0%MeOH-90%CH 2 C 

1 2 ) BD SOT f Osti 

Mm&m&ttrcb&z tmrnztefc. h p lc#»4>. 

i«H»04jfi»t:ttBDSOTf3&«8 3. 6%*4*l 

[0086] £OS£1iW>-» (37. 9 1 g ) Sr. £ 

0 0ml) -y'f-Jl'T^-b (50ml) ti>t>m£& 

■tf-b (1:4. 2X40m 1 ) T1ft#LT*^. K 
^*T'l 2 0-Cfcfc^T 3 6«IBBaiS*fe. flatW" 

t. zmm'mmKmmLx . 9 v 

^^flMfc H B (2 9. 96 g) t^ro/c. C\<nmW 
!:. CH2CI2 (7 5m 1 ) -BuAc ( 35m 1 ) 
*»6t9-KPHSAUfc. f*4>*ifc*Sfl£, CH 2 C 1 
2-BuAc (1 :4. 2x50ml) T«t>ft. Utt 
2 O'Ctlfc^-C 3 6B«BW«*S*fc. ZolX. 
BDSOT f $r. ^'J-AfeSr«t/^±^^afe«« B B B 
50 ( 25. 9 lg. 61%) fcLTlMIU:. HPLC^- 
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tffrh. BDSOTf<7)^{i9 6. 0%X'hhZttf 

[0087]HSfefl|2 *%tycr>7*hUi;xbc0im 

1 ) t-^Tt^-h/n?; ( 1 4%) £*-f& 
'J t'^7x J-)V ( 2%*§PHfc) <0iHH&£8<Ji: . 
2 ) 7 * MU&ft (!SJJl£ltrS«*£«*i LT 5 %K 

flStfU (b'^P) 7xy-;P (ftlPffiili, B#: 

-hatiS. PVP$|gc0t Ko^/l^<7)B}&K- 
[0 0883 U-v-'XhA-EtfcUT. Ztl%tlW£h 

fc. v ~Jx h BcoftvSffifcJHcte. h 'J 7i-;WW 

- [ (4-7x-/W) 7x-/H .X;P* - >7A HJ 

fc. ^'xbD<oftiSttj£fr£fi. 1-* 
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*7i-l/y) t'7. (yyx-W^-W) yh'J7 
7-h (±j**>fc£»A) £#— ft-^Jfc UTfflVVfe. 
l^'XhEcDftiSttjfctffcte. S-7 3.-)VttTVb 
'J U -7 A h 'J 7 7- h (±»*Hfr6*D ) Srm—fb-^t*) 
fcl/CJBUfc. #U^hE^ft*. HMDStf-7y 

I^tTl 0 Uc4 'f yf y 'J n y7x-A^, jf$ 

7 2 0 0 ± 2 5 *V?X Y o-A t &l> i 0 £<?-il<? il 
XUyi^U;. IfJ. Prometric SM3 

10 <X. 1 1 0"C(Ci3V^T6 0S^V7K-^L-t <> G 
CA ALS, DUVlJfy?-V-f-Xf'yA-(K 
rFl/-f- NA=0. 35, fel=248nm) £ 
<£-?T. Cl^x-^SrHftU 8 8*C£*3WC120 
fWMttK-^Lfc. 0. 2 1Nxh7^^-;PTy ; & 
-7^t Fadf^K*?gi££fflv^2 0/2 58CfiX 
71x-^7l«7W7A£&fflLT. 

[0089] JilT^a 1 tC^$ftl>7iLUg ( E o ) (4. 

20 t LX$to1H>0>"CS>l. iHlx*/Mf- ( E, ) . * 
SSftUffJt* (UFTL) , fj?itJg, fcitfl^XhT* 

[0090] 

[fll] 



1/ h 


EoCiJ/ci') 


E.tnJ/cii 1 ) 


E./Eo 


ftttft 
(AM) 


XUPTL 


A 


18.6 


47.8 


2.57 


0.32 


3.31 


6 


12.0 


18.8 


1.57 


0.40 


28.7 


C 


21.5 


51.1 


2.38 


0.32 
£J&7°D7<* 


2.6 


D 


16.5 


37.2 


2.25 


0.32 
$gJ£7°P7^ 


3.5 


E 


30.6 


51.1 


1.67 


0.38 


15.5 



[009 1 ] 



*5o* {wmnsA 



(17) 0-39 50 0 

3 1 3 2 

[0092] *%,*ncoztit x'comm* . xmizm tc, saw* j: # ase*?? ddt « to t wmzti 



(51) Int. CI. 6 

C 0 9 K 9/02 



F I 

C 0 9 K 9/02 



B 



U*-&fffl01776Virf-a— k >y 
^7hyo-K137 



T* 0 #3#H02026-?^ a— b y 7#H 
T7HM xb-hyn-H39 
(72>»BB# S-yfjtA' 17 ^o-^y 

7* U * ^1102038 V-»H- >y >yffl 

77^uy *y?xhv-hm 7 



